C36H3002Sb2, Mr= 738.14, triclinic, P1,
a=10.716(3), b=14.135(7), c=10.542(4)A, a =96.11(4), fl=104.04(3), y=89.90(3) ° , V= 1539.8 ,/k 3, Z = 2, D x = 1-59 g cm -3, 2(Mo Ket) = 0.71069 A, # = 17.9 cm -1, F(000) = 728, T= 293 K, R = 0.024 for 5714 observed reflections. The structure consists of dimeric (Ph3SbO) 2 molecules containing the 1,3,2,4-dioxadistibetane ring: each Sb atom exhibits regular trigonal-bipyramidal coordination by three C and two O atoms: the ring O atoms occupy one apical and one equatorial site. The two crystallographically independent molecules show only trivial structural differences.
Introduction. There has been much uncertainty about the structures of compounds described as triphenylstibine oxide (Briles & McEwen, 1966; Doak & Freedman, 1970; Venezky, Sink, Nevett & Fortescue, 1972; Lumbroso, Lloyd & Harris, 1974; Bowen & Long, 1978; Bordner, Doak & Everett, 1986) . We have recently obtained, from the hydrolysis of triphenylstibonium bis(p-toluenesulfonyl)methylide, PhaSbC-(SOEC6H4CH3) 2 (Glidewell, Lloyd & Metcalfe, 1986; cf. Ferguson, Glidewell, Lloyd, Metcalfe & Ruhl, 1987) , a product whose elemental analysis, and spectra, showed it to be a triphenylstibine oxide. Structure analysis shows it to comprise centrosymmetric dimeric molecules (Ph3SbO)2: this hydrolysis product is thus the same compound as that recently characterized (Bordner et al., 1986) from the thermal decomposition of Ph4SbOH, although the structure analysis here reported is of rather higher precision.
* To whom correspondence should be addressed. (1974) . All calculations were performed on a PDP11/73 computer using SDP-Plus (Frenz, 1982) . Atomic parameters and details of molecular geometry are given in Tables 1 and 2.* Fig. 1 is a view of one of the molecules prepared using ORTEPII (Johnson, 1976 ).
Discussion. The crystalline product from the hydrolysis of the stibonium ylide Ph3SbC(SO2C6H4CH3) 2 was shown by analysis to be a triphenylstibine oxide, but no combination of spectroscopic measurements could * Lists of structure factors, anisotropic thermal parameters and calculated H coordinates have been deposited with the British Library Document Supply Centre as Supplementary Publication
No. SUP 43549 (70 pp.). Copies may be obtained through The Executive Secretary, International Union of Crystallography, 5 Abbey Square, Chester CH 1 2HU, England. (2) 3.78 (5) provide definitive structural information. The X-ray analysis shows it to be the dimeric form containing the 1,3,2,4-dioxadistibetane ring, and to be identical to the product obtained (Bordner et al., 1986 ) by thermal decomposition of Ph4SbOH. The structure analysis reported here is of higher precision than the previous study (Bordner et al., 1986) as shown by comparison of a few key parameters for the present determination with those for the earlier work in parentheses: number of unique reflections, 6550 (3317); number of observed  reflections, 5714 (3169); R, 0-024 (0.036); a(Sb-C),  0.002 • (0-006/~); o(Sb-O), 0.002/~, (0.004/~);  a[L(XSbY)] (X,Y= O,C), 0.08 ° (0.2°) . Bond distances (A) (2) Sb (2)-O(2) 1.935 (2) 2.075 (2) Sb (2)-O(2") 2.079 (2) 2.134 (2) Sb (2)-C(211) 2.120 (2) 2.161 (2) Sb (2) 
Symmetry code: (i) -x, -y, -z; (ii) l-x, l-y, -z. The molecules comprise centrosymmetric dimers: the two crystallographically independent molecules show only trivial structure differences (Table 2) . Each Sb atom exhibits rather exact trigonal-bipyramidal coordination with one O atom apical and one equatorial, as expected for a four-membered ring. For Sb(1), the apical atoms are C(121) and O(1 i) and the equatorial atoms are C(111), C(131) and O(1): of the three Sb-C distances, the apical Sb(1)-C(121) distance is significantly longer than the other two, likewise the apical Sb-O distance is much longer than the corresponding equatorial distance. These observations on (PhaSbO) 2 neatly encapsulate most of the familiar generalizations made by VSEPR theory about trigonal-bipyramidal structures.
The dimeric structure found for triphenylstibine oxide is in sharp contrast to the monomeric structure, containing near-tetrahedral Sb, found for triphenylstibine sulfide (Pebler, Weller & Dehnicke, 1982) . It is interesting to note the changes in structure of the triaryl element oxides Ar3MO (M = P, As or Sb) which may most simply be summarized thus:
Ar3As--O, Ar3Sb~SbAr 3.
